Supplementary Materials

2a '"H-NMR

OH-114-fracl2-14 hi

Pulse Sequence: szpul
DATE ul 12014
soLvent cd30n

0BS

F[lAXATIUM UELAY 2.329 sec
5.9 usec

T[NFERATURE 30.0 deg. C.

NO. REPETITIONS 16
DOUBLE PRECISIDN ACQUISITION
DATA PROCESS.

RESOLUTIDN (NHAN&EMERT -0.0 Hz
FT SIZE 65536

TOTAL ACOULSITION TIHME L minutes
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2a 3C-NMR

OH_149.c13

Pulse Sequence:
PULSE SEQUENGE bilev
DATE Nov 28 2014
SOLVENT cdcls
OBSERVE G13
FREQUENCY 125.674 MHz
SPECTRAL WIDTH 29282.6 Hz
ACQUISITION TIME 0.560 sec
I!ELA)(ﬂllﬂM DE[ V 0.940 sec
PULSE W1 usec
TE!PER‘\TURE 30 0 deg.
NO. REPETITIONS 16000
DECOUPLE H1

HIGH POWER
DECOUPLER LnullnuousLY o
GARP MODULATI

DOUBLE PREC]SIUN ACQUISITION
DATA PROCES!

LINE BRUAD[NING 1.0 Hz

FT SIZE
TOTAL ACQUISITION TIME 6.7 hours
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2b 'H-NMR

DH-77-16-18,h1

Pulse Sequence: sZpul

DATE Jan 31 2014

SOLVENT cd3od

OBSERVE H1

FREQUENCY 399.871 NHz
SPECTRAL WIDTH 10000.0 Hz
ACQUISITION TINE Z.671 sec
RELAMATION DELAY 2.329 sec
PULSE WIDTH 5.9 usec
TEWPERATURE 30.0 deg. C.

NO. REPETITIONS 16

DCUBLE PRECISION ACQUISITION
DATA PROCESSING

RESOLUTION EMHANCEMENT -0.0 Hz
FT SIZE 65536

TOTAL ACOUISITION TIME 1 minutes
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2b *C-NMR

OH_77.c18

Pulse Sequence: bilevel
PULSE SEQUENCE bilevel

DATE Feb 4 2014
SOLVENT cdclz

OBSERVE C13

FREQUENCY 125.676 MHz
SPECTRAL WIDTH 29531.2 Hz2
ACQUISITION TIMWE 0.555 sec
RELAXATION DELAY 0.345 sec
PULSE WIDTH 6.5 usec
TEWPERATURE 30.0 deg. G.
NO. REPETITIONS 6000

H.

36
DECOUPLER CONTINUOUSLY OMN
GARP MODULATION

DOUBLE PRECISION ACQUISITION
DATA PROCESSING |
LINE BROADENING 1.0 Hz |
FT SIZE 65536

TOTAL ACQUISITIGN TIME 3.3 hours
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2¢ 'H-NMR

OH-145-22-23 hl

Pulse Sequence: s2pul
DATE Hov 17 2014
SOLVENT c430d

OBSERVE H1

FREQUENCY 399.871 NHz
SPECTRAL WIDTH 10000.0 Hz
ACOUISITION TINE 2.671 sec
RELAMATION DELAY 2.320 sec
PULSE WIDTH 5.9 usec
TEMPERATURE 30.0 deg. C.

MO. REPETITIONS 16
DOUBLE PRECISION ACOUISITION

DATA PROCESSING
RESOLUTION ENHANCEMENT -0.0

Hz

FT SIZE 65536
TOTAL ACQUESITION TIHE 1 minutes

O
O\/\N)J\
H

N >_CI
H

Jr Jr ff

L

10

2¢ BC-NMR

OH_145_22_23.cl3

Pulse Seguence: bilevel
PULSE SEQUENCE bilevel
DATE Nov 17 2014
SOLVENT cd3od

OBSERVE C13

FREQUENCY 125.675 MHz
SPECTRAL WIDTH 30418.3 Hz

ACQUISITION TIME 0.539 sec
RELAXATION DELAY 0.961 sec

PULSE WIDTH 6.6 usec
TEMPERATURE 30.0 deg. C.
NO. REPETITIONS 16000
DECOUPLE H1

HIGH POWER 36
DECOUPLER CONTINUQUSLY ON
GARP HMODULATION

DOUBLE PRECISION ACQUISITION
ESSING

DATA PROC
LINE BROADENING 1.0 Hz
T SIZE 536

F 65
TOTAL ACQUISITION TIME 6.7 hours
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3 'H-NMR

OH-83-12-14 ,h1
Fulse Sequence: sZp '
DATE Feh 4 201
SOLVENT cd3od
DBESERVE H1
FREQUENCY 399.871 NHz
SPECTRAL WIDTH 10000.0 Hz
ACOUISITION TIME 2.671 5ec
RELAXATION DELAY 2.329 sec
]

RESOLUTION EWHAKCEMENT -0.% Hz
FT SIZE 65530
TOTAL ACQUISITION TIWE 1
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3 BC-NMR

OH_83.¢13

Pulse Sequence: bilevel
PULSE SEQUENCE bilevel
DATE Feb 19 2014
SOLVENT ©
OBSERVE C
FREQUENCY 125.675 MHz
SPECTRAL WIDTH 28154.5 Hz
ACQUISITION TINE 0.562 sec
RELAXATION DELAY 0.938 sec
PULSE WIDTH usec

dc13
13

6.6
TEMPERATURE 30.0 deég. C.
REPETITIONS &000
PLE H1

DECOU
HIGH POWER 36
DECOUPLER CONTINUOUSLY ON
GARP MODULATION
DOUBLE PRECISION ACQUISITION
DATA PROCESSING
LINE BROADENING 1.0 Hz
FT SIZE 65536
TOTAL ﬂCGI.IISI'II']ON TIME 3.3 hours J
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7b '"H-NMR

OH-80-calumnz,hl

Pulse Sequence: sZpul
Apr 12 2014
30d

SOLVENT cd3o

OBSERVE HL
FREQUENCY 2899.871 WHz
SPECTRAL WIDTH 10000.0 Hz
ACQUISITION TIME Z.671 sec
RELAXATION D[LM" 2.329 sec
PULSE W, .9 usec
TENPERRTURE an 0 deg. C.
NO. REPETITIONS 16
DOUBLE PRECISION ACQUISITION
OATA PROCESSING
RESOLUTION ENHANCEMENT -0.0 Hz
FT SIZE B5535

TOTAL ACOUISITION TIWE i minutes
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7b 3C-NMR
OH_90.c13
bilevel

Pulse Sequence:
FULS( SEQUfNC( bilevel
Apr 17 2014
SGLV(NT cd3od
OBSERVE C13
FREQUENCY 125.674 HHz
SPECTRAL WIDTH 29154.5 Hz
ACOUISITION TIME 0.562 sec
RELAXATION DELAY 0.938 sec
PULSE WIDTH 6 6 MSGC
TEMPERATURE

NOD . R[P[TI'IIIJNS 20090
DECOUPLE Nl

HIGH POWE

DECOUPLER Cl'lN'IINUDUSl\" oN
GARP MDDULATION
DOUBLE PRECISION ACQUISITION
DATA PROCESSING

LINE BRUAD(NING 1.0 Hz
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6 '"H-NMR

OH=97=calumnl, hl

Pulse Sequence: s2pul
DATE May 8 2014
SOLYENT cdel3 |
OBSERVE H1

FREQUEKCY 239.869 HHz
SPECTRAL WIDTH 10000.0 Hz
ACQUISITION TIWE 2.671 sec
RELAXATION DELAY 2.329 sec
PULSE WIDTH 5.9 usec
TEMPERATURE 30.0 deg. C.

NO. REPETITIONS 15
DOUBLE PRECISION ACOUISITION
DaTa PROCESSING

RESOLUTION ENHANCEMENT -0.0 Hz

FT SIZE 65536
TOVAL ACQUISITION TIME 1 minutes

6 C-NMR

OH_37.c1%

Pulss Sequence: bilevel
PULSE SEQUENCE bilevel
OATE Nov 19 2014
SOLVENT cdcl3
OBSERVE C13
FREQUENCY 125.674 MHz
SPECTRAL WIDTH 30418.3 Hz
ACQUISITION TIME 0.539 sec
RELAXATION DELAY 2.461 sec
PULSE WIDTH 6.6 usec
TEMPERATURE 30.0 deg. C.
NOD. REPETITIONS QGDS
DECOUPLE H1
HIGH POWER 36
DECOUPLER CONTINUDUSLY ON
GARP MODULATIO
DOUBLE PRECISION ACQUISITION
DATA PROCESSING
LINE BROADENING 1.0 Hz
FT SIZE 65536
TOTAL ACQUISITION TIME 8.0 hours
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8 'H-NMR

OH=147=11=15,h1

Pulse Sequence: slpul
Hov 25 2014

SOLVENT n:dSDrJ
DBSERVE
FEEDLIENC\‘ 399,871 MHZ
SPECTRAL WIDTH 140000.0 Hz
ACQUISITION TIHE 2.671 sec
RELAXATION DELAY 2.329 sec
PULSE WIDTH 5.9 usec

e .

DOUBLE PRECISION ﬂCQUISITIDN
DATA PROCESSING

RESQLUTION ENHANCEMENT -0.0 Hz
FT BIZE E5536

TOTAL ACOUISITION TIME 1 minutes
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8 C-NMR
OH_147_11_15.¢13
Pulse Seguence: bilevel
PI.ILS[ SEQUENCE bilevel
Now 25 2014
SBL\'[NT cd3od
OBSERVE C13
FREQUENCY 125.674 MHZ
SPECTRAL WIDTH 29154.5 Hz
ACQUISITION TIME 0.56% sec
RELAXATION DELAY 1.238 sec
PULSE WIDTH 6.6 use:
TEMPERATURE 30.0 d €.
NO. REPETITIONS 16Imﬂ
DECOUPLE H1
HIGH POWER 36
DECOUPLER CUHTINUOUSLV oN
GARF MODULATI
DOUBLE FRECLS[DH ACQUISITION
DATA PROCESS]
LINE BRIJAI]ENING 1.0 Hz
FT SIZE 65536
TOTAL ACOUISITION TIME &.0 hours
L . .
N -
L st T i - |
i N TN A Al 145 53 ghiaee st L o
180 160 140 120 100 1]

40

L B o o e S |

20 0 Ppm

T

S7



Molecules 2015, 20

7b 2D-HMBC
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8 2D-HMBC
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pK. Determination of 8-thioguanosine

A quartz cell containing a solution of 8-thioguanosine (20 uM) in 4 M NaOH (pH 12) was placed in a
UV spectrometer and the spectrum was measured at 25 °C. A small portion of 2 M HCI was added to a
quartz cell and pH was measured, and the UV spectrum was measured. This procedure was repeated. UV
absorbance at 280 nm was plotted against pH and the pKa value was determined by curve-fitting method.
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